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CHAPTER X
PART II

I

RAPID VOLUMETRIC DETERMINATION OF MANGANESE IN FERRO-
MANGANESE ORES AND HIGH MANGANESE STEELS, BEING A
QUANTITATIVE SEPARATION FROM COPPER AND NICKEL
DISSOLVE 0.500 gram sample in 50 c.c. 1 : 1 HC1, in a No. 5
dish; heat a few minutes; then oxidize solution with 0.5 gram
KClOs, using heat; add 50 c.c. 1 : 3 B^SCU, and take to heavy
fumes. Cool; redissolve in 100 c.c. water together with 10 c.c.
1 : 3 H^SCU, heating until all salts are dissolved and only a
floating residue of silicic acid and carbon are left. Filter (add
a little pulp); wash with dilute sulphuric acid wash until free
of iron test. Burn off this residue which should be pure white.
If the residue is colored it is weighed; and evaporated with HF
and EbSO* acids; ignited and weighed again, getting total
silicon in the usual way by loss of weight.
The residue left in the crucible is dissolved in a little HC1,
and fumed with a few drops of EbSCU, to remove HC1. Dissolve
the residue in crucible in water by heating and add the solution
oo the original first main filtrate which will now contain all of
the manganese, copper, and nickel that are in the alloy.
The main filtrate is made nearly neutral with ammonia.
The ammonia is added until a faint cloud of iron hydroxide
is obtained that will not dissolve on persistent stirring. Add
a few drops of HsSO^ which should render the solution per-
fectly clear. Now add 5 grams of ammonium persulphate
((NH4)2S20s) ; heat until a dark brown precipitate forms;
boil fifteen minutes, and let settle for thirty minutes; pour off
clear liquid without disturbing the main precipitate. Wash the
precipitate out of beaker onto the filter. Then wash filter and
precipitate with cold water twenty-five times.
Transfer filter and all precipitate to original 500 c.c. beaker;
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